Key indicators: single-crystal X-ray study; T = 105 K; mean (C-C) = 0.002 Å; disorder in main residue; R factor = 0.056; wR factor = 0.165; data-to-parameter ratio = 28.6.
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Experimental
Crystal data Table 1 Hydrogen-bond geometry (Å , ). Symmetry codes: (i) x; y; z À 1; (ii) x À 1; y; z; (iii) Àx þ 1; Ày; Àz þ 1; (iv) x þ 1; y; z;
(v) x À 1; y; z þ 1; (vi) x À 1 2 ; Ày þ 1 2 ; z À 1 2 .
Data collection: APEX2 (Bruker, 2007); cell refinement: SAINT-Plus (Bruker, 2007) ; data reduction: SAINT-Plus; program(s) used to solve structure: SHELXTL (Sheldrick, 2008); program(s) used to refine structure: SHELXTL; molecular graphics: SHELXTL; software used to prepare material for publication: SHELXTL.
Supplementary data and figures for this paper are available from the IUCr electronic archives (Reference: SI2361). Ouihia, A., Rene, L., Guilhem, J., Pascard, C. & Badet, B. (1993) In the crystal (I) occurs in the expected chair conformation, with a very minor fraction [occupancy 0.0189 (14)] in a boat conformation as shown in Fig. 1 . The unit cell and crystal packing are depicted in Fig. 2 , while a list of six C-H···O/N interactions with H···O distance shorter than 2.60 Å are given in Table 1 . The two shortest interactions, with C2-H2 and C5-H52 donors, form C(8) chains along the a axis and dimeric R 2 2 (12) ring motifs, respectively (Etter et al., 1990) . H52
is also close to the diazo N3 atom and thus participates in a three-center interaction. The interactions of (I) are different from those observed in our previous, related structure of tert-butyl 4-(2-diazoacetyl)piperazine-1-carboxylate (Kaupang et al., 2010) where the H of the diazoacetyl group was accepted by the O atom of the same group.
A solution of 4.0 mg of the title compound in 500 µL of CH 2 Cl 2 was placed in a 2.5 ml vial which was capped and a pinhole (0.5 mm) made in the cap to allow for slow evaporation in darkness at ambient temperature. A single cluster of pale yellow needles appeared after approximately 48 h.
Refinement
H atoms were positioned with idealized geometry and with fixed C-H distances at 0.99 Å, except H atoms bonded to C2
and C4 for which coordinates were refined, as too short intramolecular H···H distances resulted from putting these H atoms in theoretical positions. Distance restraints were imposed on the C2-H2 and C4-H41/H42 bonds utilizing SHELX DFIX 0.95 0.02 and DFIX 0.99 0.02 commands, respectively. Heavy atoms were refined anisotropically, except S11, O12 and O13 associated with the minor boat conformation of the six-membered ring with an occupancy 0.0189 (14). The first two were assigned U iso -values equal to the U eq -values of the corresponding atoms of the major chair conformation, while O13
received the same set of anisotropic thermal parameters as O2, from which it is separated by 0.35 Å. Failure to include the 2% minor conformation in the refinement increases the R-factor from 0.056 to 0.058 for 138 versus. 127 refinement parameters.
Initial checkCIF/PLATON results indicated possible twinning; introduction of the suggested command TWIN -1 0 0 0 -1 0 0.269 0 1 during refinement gave a very modest decrease in the R-factor, from 0.057 to 0.056, with BASF = 0.00248. Fig. 1 . The asymmetric unit of (I) with atomic numbering indicated. Displacement ellipsoids are shown at the 50% probability level with H atoms as spheres of arbitrary size. The wireframe structure represents the minor boat conformation [occupancy 0.189 (14)]. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > 2σ(F 2 ) is used only for calculating Rfactors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Figures
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) 0.0151 (7) 0.0143 (7) 0.0163 (7) 0.0017 (5) 0.0013 (5) 0.0016 (5) C6 0.0160 (7) 0.0132 (7) 0.0175 (7) 0.0001 (5) 0.0010 (5) 0.0017 (5) O13 0.0209 (6) 0.0185 (6) 0.0182 (6) −0.0011 (5) −0.0011 (5) −0.0042 (5) C15 0.0151 (7) 0.0143 (7) 0.0163 (7) 0.0017 (5) 0.0013 (5) 0.0016 (5) C16 0.0160 (7) 0.0132 (7) 0.0175 (7) 0.0001 (5) 0.0010 (5) 0.0017 (5) O1 0.0195 (6) 0.0180 (6) 0.0224 (6) 0.0039 (5) 0.0026 (5) 0.0040 (5) N1 0.0182 (6) 0.0130 (6) 0.0151 (6) 0.0021 (5) 0.0032 (5) 0.0019 (5) C3 0.0177 (7) 0.0132 (7) 0.0168 (7) −0.0010 (5) 0.0036 (5) 0.0008 (5) C4 0.0207 (8) 0.0146 (8) 0.0169 (7) 0.0038 (6) 0.0005 (6) 0.0013 (5) C1 0.0151 (7) 0.0144 (7) 0.0140 (7) −0.0013 (5) −0.0003 (5) −0.0004 (5) C2 0.0186 (7) 0.0190 (8) 0.0143 (7) −0.0008 (6) 0.0013 (5) 0.0007 (6) N2 0.0199 (7) 0.0243 (8) 0.0160 (7) −0.0043 (6) 0.0022 (5) 0.0005 (5) N3 0.0240 (8) 0.0410 (11) 0.0245 (9) 0.0015 (8) 0.0087 (7) 0.0003 (7) Geometric parameters (Å, °) S1-O3 1.4463 (13) O1-C1 1.235 (2) S1-O2 1.4482 (14) N1-C1 1.362 (2) S1-C5 1.7679 (18) N1-C4 1.455 (2) S1-C6 1.7718 (18) N1-C3 1.460 (2) C5-C3 1.528 (3) C3-H31 0.9900 C5-H51 0.9900 C3-H32 0.9900 C5-H52 0.9900 C4-H41 0.984 (17) C6-C4 1.537 (3) C4-H42 0.983 (16) C6-H61 0.9900 C1-C2 1.460 (2) C6-H62 0.9900 C2-N2 1.316 (2) S11-O12 1.446 (2) C2-H2 0.940 (17) S11-O13 1.448 (2) N2-N3 1.120 (2) Hydrogen-bond geometry (Å, °) 
